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Experimental 

Crystal data 

C14H14O4 
M, = 246.25 
Monoclinic, Kj/n 
a = 7.240 (3) A 
b = 8.635 (4) A 
c = 19.545 (8) A 
/3 = 97.352 (6)° 

Data collection 

Bruker SMART CCD 
diffractometer 

Absorption correction: multi-scan 
(SADABS; Bruker, 2002) 
T mi „ = 0.976, r max = 0.981 

Refinement 

R[F 2 > 2a(F 2 )] = 0.074 

wR(F 2 ) = 0.227 

S = 1.06 

2127 reflections 

164 parameters 



V= 1212.0 (9) A 3 
Z = 4 

Mo Ka radiation 
fi = 0.10 mm~' 
T = 293 K 

0.25 x 0.25 x 0.20 mm 



4872 measured reflections 
2127 independent reflections 
1494 reflections with / > 2o(I) 
R iM = 0.104 



6 restraints 

H-atom parameters constrained 
A/w = 0.55 e A~ 3 
Apmh>= -0.31 e A~ 3 



In the title compound, C 14 H 14 0 4 , the dihedral angle between 
the hydrofuran and benzene rings is 88.41 (15)°. The hydro- 
pyran ring adopts an envelope conformation, with the O- 
bound methylene C atom as the flap. In the crystal, weak 
aromatic ti-tt stacking is observed [centroid-centroid separa- 
tion = 3.848 (2) A]. 

Related literature 

For medicinal background, see: Wang et al. (2011). 



Data collection: SMART (Bruker, 2002); cell refinement: SAINT 
(Bruker, 2002); data reduction: SAINT; program(s) used to solve 
structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine 
structure: SHELXL97 (Sheldrick, 2008); molecular graphics: 
SHELXTL (Sheldrick, 2008); software used to prepare material for 
publication: SHELXTL. 



Supplementary data and figures for this paper are available from the 
IUCr electronic archives (Reference: HB6991). 
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3-(4-Methoxyphenyl)-6,7-dihydro-1H-furo[3,4-c]pyran-4(3H)-one 

Jingyi Zhang, Ye An, Yikai Zhang and Guobing Shi 

Experimental 

NaH (60% in mineral oil, 24 mmol) was added to a solution of but-2-yne-l,4-diol (2.58 g, 30 mmol) in THF (50 ml) 
under nitrogen, and the solution was stirred for 5 min at 20 C. Diethyl 2-(4-methoxybenzylidene)malonate (5.56 g, 20 
mmol) and Cul (0.38 g, 2 mmol) were then added successively. When consumption of the starting materials was observed 
by TLC, the reaction mixture was added 3% HC1 solution until the PH value was 7. Then the mixture was extracted with 
CH 2 C1 2 (30 ml x 3). The combined organic layers were dried and solids were combined. The solid (0.973 g, 3 mmol) 
subsequently was reacted with 20% KOH in EtOH/THF (15/15 ml) at room temperature for 6 h. Then the reaction 
mixture was diluted with CH2CI2 (30 ml) and washed with saturated Na 2 CC>3, brine and dried with MgS04. The mixture 
was purified with silica gel column chromagraphy. The Trans-form compounds could be obtained. Yield: 10%. M. p.: 407 
K. 

Refinement 

All hydrogen atoms were placed in calculated positions using a riding model, with d (C — H) = 0.93 A for aromatic, 0.97 
A for CH2 and 0.96 A for CH3 groups, and with U ho (H) = 1.2 U eq (C). 

Computing details 

Data collection: SMART (Bruker, 2002); cell refinement: SAINT (Bruker, 2002); data reduction: SA INT (Bruker, 2002); 
program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 
(Sheldrick, 2008); molecular graphics: SHELXTL (Sheldrick, 2008); software used to prepare material for publication: 
SHELXTL (Sheldrick, 2008). 
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Figure 1 

The molecular structure of the title compound, with 30% probability displacement ellipsoids for non-H atoms. 
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Figure 2 

A view of the unit-cell contents for the title compound. 
3-(4-Methoxyphenyl)-6,7-dihydro-1H-furo[3,4-c]pyran-4(3H) -one 



Crystal data 

C14H14O4 
Mr = 246.25 
Monoclinic, Pliln 
Hall symbol: -P 2yn 
a = 7.240 (3) A 



5 = 8.635 (4) A 
c= 19.545 (8) A 
p= 97.352 (6)° 
F= 1212.0 (9) A 3 
Z = 4 
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7^(000) = 520 

£> x = 1.350 Mgnr 3 

Mo Ka radiation, 1 = 0.71073 A 

Cell parameters from 735 reflections 

(9 = 2.6-24.3° 

Data collection 

Broker SMART CCD 

diffractometer 
Radiation source: fine-focus sealed tube 
Graphite monochromator 
phi and m scans 

Absorption correction: multi-scan 

(SADABS; Bruker, 2002) 
r mm = 0.976, r max = 0.981 

Refinement 

Refinement on F 2 
Least-squares matrix: full 
R[F > 2<t(^ 2 )] = 0.074 
wRiF 2 ) = 0.227 

5 = 1.06 

2127 reflections 
164 parameters 

6 restraints 

Primary atom site location: structure-invariant 
direct methods 



ju = 0.10 mm- 1 
r=293 K 
Prism, colorless 
0.25 x 0.25 x 0.20 mm 



4872 measured reflections 
2127 independent reflections 
1494 reflections with I > 2a(T) 
R im = 0.104 

ftnax = 25.0°, 8 m i n = 2.6° 

h = -8^7 
£ = -10—10 
/ = -23—19 



Secondary atom site location: difference Fourier 
map 

Hydrogen site location: inferred from 

neighbouring sites 
H-atom parameters constrained 
w=ll[o 2 (F 2 ) + (0.1396P) 2 ] 

where P = (F 2 + 2F 2 )/3 
(A/(7) max = 0.001 
Ay9 max = 0.55 e A~ 3 
Ap min = -0.3 1 e A" 3 



Special details 

Geometry. All e.s.d.'s (except the e.s.d. in the dihedral angle between two l.s. planes) are estimated using the full 
covariance matrix. The cell e.s.d.'s are taken into account individually in the estimation of e.s.d.'s in distances, angles and 
torsion angles; correlations between e.s.d.'s in cell parameters are only used when they are defined by crystal symmetry. 
An approximate (isotropic) treatment of cell e.s.d.'s is used for estimating e.s.d.'s involving l.s. planes. 
Refinement. Refinement of F 2 against ALL reflections. The weighted i?-factor wR and goodness of fit S are based on F 2 , 
conventional ^-factors R are based on F, with F set to zero for negative F 2 , The threshold expression ofF 2 > a{F 1 ) is used 
only for calculating .K-factors(gt) etc. and is not relevant to the choice of reflections for refinement, ^-factors based on F 2 
are statistically about twice as large as those based on F, and R- factors based on ALL data will be even larger. 



Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A 2 ) 
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77- *IU 


01 


0.3995 (3) 


0.6361 (2) 
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0.8161 (3) 


0.00885 (11) 
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CI 
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C2 


0.7206 (3) 


0.6116(3) 


0.07879 (13) 


0.0542 (7) 


C3 


0.7270 (3) 


0.4668 (3) 


0.12146(15) 


0.0569 (7) 


H3 
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0.068* 


C4 
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0.0805 (10) 


H4A 


1.1033 


0.5076 


0.0803 


0.097* 


H4B 


1.1116 


0.6153 


0.1457 


0.097* 


C5 


0.8909 (4) 


0.6629 (3) 


0.07366 (15) 


0.0622 (8) 
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Atomic displacement parameters (A 2 ) 
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Geometric parameters (A, ") 
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